Bih PSR 9 2 SR 3RS 1B 2wl o 2 B R

REERHFER R P iE Y

1 [XL&®IC

Rk 18 4F 5 H 29 HIZEMHPITIRE T 2 BEEDRY
T 47U A MIEREAS, #Hics < oBEzoONn
THERERRESNTZ., ZNHST 5729, SATT
EERE CBIRERE T A7 a~< N5 7 « BUF A

BESHTE (GC-MSIMS) B L RIE Y v~ 75
< T ZNEESHTRE (LC-MSIMS) % H W T
Y oO—FREBRELZFERL TN D.

—7, FAL 224212 BRI [RAPFITHRE T 5 RIEEIC
BT 2RBRIEDO Y MFE T A KT A 2o T 2k
Exn? 2 BF, A4 KT7A4Y), ROEAECED
B IV IR FAEA~ DT A PEIZ DV TR 21T 5 SRR i
HEnpZLepol-. 22T, YU THMHLTWSR
BRIEICOWT, HA RTA ATHE - T Y MEFT 4 F26E
L7 THETS.

il
7

2 ERAE

21 #H
MBRIEPRHENTWRNWZTEED, EFINAL D,
REBIOGLAKER .

2.2 HEZ%

BER A ERK - MAISE T3 (BF) % PL2005 23K
GC/MS Mix I ~VIF L' 7, LC/MS Mix4~10

IEAES - RREO REIRE A ERERIKICE ENTORWEE
ERITFMEMIETE (KR , MRMETE () ,
Dr.Ehrenstorfer GmbH £1:, Riedel de Haén #1507 84 238y
i Rz LAY e

0.5mol/L V > efEfER (pH7.0) : U VERKE - H U
LB27gB LY U ZAKFEH Y UL 302g 2 EVEDY,
KK 500mL 2% L, 1mol/L HER% AV T pH % 7.0 1
PRHEL7=1%, KEMZTIL & L.

F I BTN I Y T TVIEKEREET R U
L8 (CI8/IDRY) R =8 T b V—T P A = A (B)
% InertSep DRY/C18 (1gi3g) % H LML T =KV
nimL Tar T4 va=r 7 L CER L.

T3 7 A NI—AHRNT I Ta Uiy
HTNVFEE (GCINH) S =H T bt V—T )P A TR

(KR) % InertSep GC/NH,(1g/1g) & HLHT & b=

FUNAVEBIR RV (3)IRIE 10mL T2 T v a=
VI LTHERLE.
AT RN T w7 BPE (R B ARBAZEH L7z,
Z DM ORI  FRREFERBH AL L.

2.3 HEBE
2.3.1 GC-MS/NS
HAYa~< h7Z 7EE5HEF - Bruker Daltonics #1:
SCION TQ
2.3.2 LC-MS/MS
Wik n< 2757 : Agilentfhfl 12602 Y — X
BEOHEE (MS/MS) : AB SCIEXAEH!  TQ5500

2.4 RIEEH
2.4.1 GGC-MS/MS
FLITRLT.
2.4.2 LGC-MS/MS
F21TRLT.

#1 GC-MS/MS&AE

cHAIu< N7

EADRE 250°C
J&W Scientific#
e DB-5MS+DG

(0.25mmi.dx30m,0.25m)
50°C (Imin)-25"C/min

77 A -125°C-10°C/min-300°C (10min)

¥y )7 — N A& ImL/min(~Y 7 &)

YN QWL(ATY v L R)
ERAITE

A F A& T0uA

A FAbE—F El

A A PRI 225C

AV H—T x— AR 250°C
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F#2 LC-MS/IMS &1t

ST T A Atrantis T3 C18 (Waters £f:#)
(50 mmx2.1 mm i.d., 3.0 um)
BT LR 40°C
BEnFe AR : 5 mmol/L HEEE T &= A
B :7&HrU MU
BEFE T & 0.2 mL/min
yovry hape  LTIMEmin) | A(%) | B(%)
0.0 100 0
1.0 100 0
20.0 10 90
33.0 10 90
33.1 100 0
45.0 100 0
5uL
HEAR ESI
A F 4k (RYT47WE) (FHT 47T HE)
AL VAT V—EFE 5,500 V -4,500 V
A o) — R 650°C 450°C

2.5 HERAKOIFAHR
2.5.1 GC-MS/NS s ERB &R DR
GC-MS/MS HRBRISIH OFiEZ X 1 1R Lz,

(D) ZK, KEoREHRRE

Ak 109
7k20mL
7t h= kYU /L50mL
REVFA X
I
Aitdh e
X
TERI=RFUL
A3 20mL
I
7 25(100mL)
I
K 20mL
NaCl 8g
0.5M U > B % ik (pH7.0)20mL

2 & 9 (10min)
|
T hr=FUNE

!
C18/DRY 71 7 2

N

A
7 b=k U LAmMLTEH

VA R % it o ]

TEr=FI KRV
(B:L)EHE  2mL

GCINH277 7 A

TEbr=FI KRV
(3:1)iRiE  30ML TR

V& HIIK % YRt i

TE MK n-~FH
(1:1)EH#E 1mL

BRTA K

RQATEED, 1FONAZL S OB

kb 20g

7' h= KU /L50mL

REVFA X

I
A
%S
TERI=RFUL
20mL
Al
]
E%5(100mL)
fii 20mL
|7NaC| 8¢

0.5M U & #% & (pH7.0)20m L

& & 9 (10min)

T M= UIVE
7K it 2 Na
6Ii@

AR % Yk e v [
=0 N A O N = e
(1)K 2mL

GCINH271 7 A

T =K ELN LT

(3:1)RIE  30mL T

VA R % it i ]
| TR KO-~ FTY

(L:1)IR%#K 2mL

SRR
1 GC-MS/MS H#RBRTA K O FR 3k

2.5.2 LC-MS/MS FHEERiA R DA
LC-MS/MS HRRBRIAK OFFEE X 2 IR L.
A 20g (XK, KE1310g)
7 k= kY L50mL

REDFA A
|
At
KX
|7712 YN
23 20mL

I
E4 (100mL)

|
R 1mIL (K, KEidamL)
Vg2

Jis3|

A4/ —)b 2mL
7>Ii@
ARERTEI
2 LC-MS/MS FRRBRIANIR O Hlvk
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3 HBRELUEE

3.1 BEERKDRMEE

TA BRI A L THE—FRBRIEIC OV TIE T#REED
IV —EORE ] BLO [—HEMERE) o 2
RELLTHLIWVERENTNDED, AR
(0.01ppm)3s L T} 0.1ppm D 2 J&E TEHHmRABR 21T - 7-.

3.2 FH@EHFER

HA RTA ANHD EFNEAEL I LicE %% 3
W 2R L7z, GC-MS/IMS TORETIE~ MU v 7 AFEHER
Z W TRl 24T > 7273, LC-MS/IMS TOH|E TITIALE
PEAEE CR 21TV, HA T A v &z SR izIE
FICBELCIREE~ MY v o AEEE TRl 21T - 72,
TEMINC & 0 FM AR YE A7 L2 B3R A » 7228,
~ N v AEREREFER L BT T, AR
TA R THANEM L.

4 FEO

K CfEH LT 5 GC-MS/MS & L T LC-MS/MS %

MO T R PER T OFR R R —FRBE I OW T, AR
T A N> TR T D 2 A MR 21T -

/2. GC-MS/MS T 189 ¥'E, LC-MS/MS T 106 W& 74
RTOMWRENT A —FZ—CHEEIZEE L.

A, 27ZFD, FONAZS, RKEBIOZKTHR
WMPERHM & G L7223, BEHO~ Y v 7 AL b,
AT HRIEHNRRDER L o122 D, Fkxe
BEREM TR LML 21T > TV ZENREE LW EED
na. 5%1F, MoOREYTOZYMEME2 £iE L T
STETHS.

Xk
1)E AT B AN B 225655 1115001 5« &L PICEE
% IR T BT B RBRIE DO Y MEEE T A R A 1T
OWT, FRE194E11 H 15 H
A A AR 1224 55 1 B R PIC R T
DEIEICET DR YR A R T4 v O—HBkE
IZ2OWTC, k22412 H 24 B
I)EAF A WA RLZFE 0124001 5 : BMICEE TS
JEIE, SRR SO XM R ESE S D RSy T D WE D
AERVE, WR 1741 H 24 A
HNILE =, PATES : GC-MSIMSIZ L % EpEW T 7
IR — PR IE D 2 Y HEEEAN, 4R ] T AR AR BRI FE T,
31, 86-94, 2011
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#3

HUMERAE T A R T A 2l LB

HELED HIERR LAY RS e SR/ HEHR XHEALED HEHR
it g GC-MSIMS VN ENAN VNS Y GC-MSMS T hIVERY GC-MSIMS INT I VT A GC-MSIMS
E)-7=U LYY LC-MSIMS VN IZaV 8% LC-MSMS T =)V ua—)l GC-MSIMS INFy Aty —u GC-MSIMS
(7)-7 Y LSV LC-MSIMS HIVRT T GC-MSIMS T7aty—n GC-MSIMS TNIFXY =)L LC-MSMS,GC-MIMS
B)-AFI/AbEEY GC-MSIMS Foky7zFN LC-MSIMS EYAN LC-MSIMS 2 VE S GC-MSMS
(I)-ArI ) AbBrEY GC-MSIMS FF R R GC-MSIMS T77xVET R GC-MSIMS TNy T =)l GC-MSIMS
cis=7 a7y GC-MSIMS X)Xy Tz GC-MSIMS TINRY GC-MSIMS TIVET =N GC-MSIMS
trans-7 0 VT v GC-MSIMS X)) 773V GC-MSIMS TINRy A1y LC-MSIMS INT )y ARy LC-MSIMS
EPN GC-MSMS ER AN GC-MSIMS TNT YV GC-MSMS INT =V ENTT N GC-MSMS
MCPB LC-MSMS JVIXRVAAFIV GC-MSIMS TRTIENEVRA GC-MSMS TIVAYT A LC-MSMS
o,p -DDD GC-MSIMS s avFRy T LC-MSIMS N)TVA )= LC-MSMS TN R LC-MS/MS,GC-MSMS
o,p -DDE GC-MSMS Va=S =t LC-MSIMS NYT VAR GC-MSIMS TVvFIran GC-MSMS
o,p -DDT GC-MSMS VAV EI TR LC-MSMS NI T ANTB Y LC-MSMS TuvI Ry GC-MSMS
p,p -DDD GC-MSIMS sa<y GC-MSMS M) T7L—h GC-MSIMS VA=0.9 A= LC-MSMS
p,p’ -DDE GC-MSIMS sursays LC-MSMS A=Y, %: V4 LC-MSMS TaF kA GC-MSIMS
p,p -DDT GC-MSIMS IRTURTEATI LC-MSMS NI YTy = LC-MSMS TRy u—) GC-MSIMS
XMC GC-MSIMS Va:RNN= S Y LC-MSMS M) ZNALT O Y AFL LC-MSMS TRy GC-MSIMS
o -BHC GC-MSIMS JapRL7ay LC-MSIMS M) TN =L GC-MSIMS A=Vat=y% GC-MSIMS
B -BHC GC-MSIMS JaNE =T ATV GC-MSIMS kY 73— GC-MSIMS A=PAVIZE A GC-MSIMS
y -BHC GC-MSIMS 7V E ) RA GC-MSIMS F)TATY GC-MSIMS Juraty—u LC-MSIMS
0 -BHC GC-MSMS AN YRARAF IV GC-MSIMS M) 7rF ALTEY LC-MSIMS TeEYFIR GC-MSMS
o -JBELNT 2V EVRR GC-MSMS JaLNT zVEVRA LC-MSIMS MVaRAXF )V GC-MSMS VA i GC-MSMS
B-/RNT = VKA GC-MSIMS VAV Ve P GC-MSMS FTHET A LC-MSIMS VA= 2% LC-MSMS
TAFFV =N LC-MSMS VAV VAN GC-MSIMS F7a I F GC-MSMS TuA Ry GC-MSMS
TIVF MY GC-MSMS JuNTNT Xa LC-MSMS =hay—ngy7Tatn GC-MSMS JuEFvoL LC-MSMS
THary = GC-MSIMS JapRyy R GC-MSMS INTNTI GC-MSIMS JuE7F R GC-MSIMS
TYINENT = LC-MSIMS Vaza=% V%4 GC-MSMS VA=A NV E Y GC-MSIMS TJrESubL—h GC-MSIMS
TYLANTOY LC-MSIMS suaRyYL—h GC-MSMS NTFH GC-MSIMS TuERATF)L GC-MSIMS
TYVVRARF )V GC-MSIMS VTFVv LC-MSMS NVT 2T ay A GC-MSIMS TuERAAFV GC-MSIMS
TEFITIR LC-MSIMS T ) RA GC-MSIMS raFxvky 7 LC-MSMS TuT AT A LC-MSMS
T ha—n GC-MSIMS VENTzUANT  LCMSIMS,GC-MSIMS — /NEALT BV AF)L LC-MSIMS AFHafy - LC-MSMS,GC-MIMS
TYE¥YVARnEY LC-MSIMS v 7=YFK LC-MSIMS taltr=zy GC-MSIMS XYY ) v GC-MSIMS
TRTIVV GC-MSMS VAV A GC-MSIMS BTG )= LC-MSMS ~FY T VL LC-MSMS
7 =aRA GC-MSMS VIBAT A LC-MSIMS E7zv Ry GC-MSMS ANXVFT VI A LC-MSMS
TARN) Y GC-MSMS YIuANT y hay LC-MSMS ERn=V7 hEy R GC-MSMS VA 2.2 GC-MSMS
777 a—\ GC-MSIMS Vra RRA GC-MSMS EARRA GC-MSMS ) FHa—n GC-MSMS
774 b GC-MSIMS DYA=VENS GC-MSMS 77 aikA LC-MSMS X)) FART A LC-MSMS
TRy GC-MSIMS vruky T AFN GC-MSMS EIYANVT Ry IFL LC-MSMS ATy an GC-MSIMS
A FRANVT B Y AF )V LC-MSIMS vravrsays LC-MSMS VI INT xS TV GC-MSIMS AT By aNTRF Y R GC-MSIMS
AR A GC-MSIMS YANE b AN AR GC-MSMS VAT 2 FFy GC-MSIMS Ayary—iu GC-MSIMS
AV FHFFy GC-MSIMS V) ANTuy LC-MSIMS vy Ry GC-MSIMS _vvrnay LC-MSIMS
AV 7 xVRA GC-MSIMS yraiky 77 FN GC-MSIMS vy TFhNT GC-MSIMS Ry ATy AF N LC-MSMS
ERENL VS GC-MSIMS v7xF IR GC-MSIMS S a=E e GC-MSIMS RYFALFHINT GC-MSIMS
AV TahnT GC-MSIMS VT7x)af)—n GC-MSIMS vy Ih—7 LC-MSIMS,GC-MSIMS XU T 4 A4 Y v GC-MSIMS
A 7aRUKA GC-MSMS VINT =Y GC-MSIMS EYIVIzy LC-MSMS NUTNT Y GC-MSMS
A ~FFy LC-MSIMS VINRy Ay LC-MSIMS E)-EYI )Ry 7 AF) GC-MSMS Ry 7=} GC-MSMS
A~HFY L LC-MSIMS vraaty =) LC-MSMS D-EVI )R9I AFN GC-MSIMS Aa GC-MSIMS
AVE)T7v LC-MSMS VAN GC-MSIMS EY IRARAFIL LC-MS/MS,GC-MSIMS R A% Y K GC-MSIMS
y=aFy =) - P GC-MSMS V2% GC-MSIMS EYAZ=)L GC-MSMS RAFTE— | LC-MSMS
AT hNT GC-MSIMS VAR ANV GC-MSMS vo¥oy GC-MSIMS RAZ7IRNY GC-MSIMS
IHAYNT O ATV LC-MSIMS VAFNEVIRA GC-MSMS vvsuyyy GC-MSIMS RAA Y B GC-MSIMS
THANVTINT ) GC-MSMS VATFIR LC-MS/MS,GC-MSIMS 7 = U )L GC-MSIMS RAF Tz LC-MSMS
TFAv GC-MSIMS VA hT—h LC-MSMS Jrz=btnFtv GC-MSIMS RTAANT B LC-MSMS
TF 4T xVIRA LC-MSIMS ANV GC-MSIMS PEVE S =2 GC-MSIMS FVIANT zmanmy LC-MSIMS
T hEFH =L GC-MSIMS VAEAL—} GC-MSIMS Tz ) FAANT GC-MSIMS A—h GC-MSIMS
ThEFVALTE Y LC-MSIMS vavYy LC-MSMS T ) THNT LC-MSIMS,GC-MSIMS ¥ T F A4 GC-MSIMS
TNTxy 7By A LCMSIMS,GC-MSIMS — AE VA LC-MSMS PENTAVZVS GC-MSIMS NVA-PR LC-MSIMS
T h7AE—} GC-MSMS ANT 2V TSV LC-MSIMS Tz Y ANVKRT A GC-MSMS ATV A GC-MSMS
TNk A GC-MSIMS ANRANT B Y LC-MSMS PENG P GC-MSIMS Aatay7 LC-MSMS
T Y AR GC-MSMS AAYZ.4 GC-MSMS E = LC-MSMS AYANTBY ATV LC-MSMS
IARFVaAFY =L GC-MSIMS BATV )V GC-MSMS E AN GC-MSIMS ABRYRFT Auy LC-MSMS
FT 7T EAFIV GC-MSIMS AAT =] GC-MSMS VEME S0 Sl LC-MSMS AHINRA LC-MSMS
FXYTT v GC-MSIMS N LC-MSMS eI A=t 3 GC-MSIMS ABTHRVIV LC-MSMS
FxFVFVIL GC-MSIMS FARHNT LC-MSIMS,GC-MSIMS 7 = ~F 4 I R LC-MSMS AFEFH GC-MSIMS
FXY VI ARy LC-MSIMS FUT Au v LC-MSMS THIA R GC-MSMS ARFV =L GC-MSIMS
TEF IV LC-MSMS FIx VAT R AFIL LC-MSIMS TEya—)u GC-MSMS ANAT N LC-MSIMS
A A bz—}h LC-MSMS FINYFIR GC-MSIMS THIKA LC-MSIMS,GC-MSIMS A h AL T BV AF )L LC-MSIMS
E RPN =00 LC-MSMS FRWARY GC-MSIMS 77U A—=h GC-MSMS ARNT =) GC-MSMS
AU FR bR LC-MSIMS TANEY GC-MSMS TIHFEALT T LC-MSIMS A7z )ty b GC-MSMS
FYHFY LC-MSMS V4% GC-MSMS TIFEINT LC-MSMS AT a=) GC-MSMS
H AY IR A GC-MSMS TYTHRA GC-MSMS TIRTayTAFN GC-MSMS VLS =4 LC-MSMS
N7z /A hp—)L LC-MSMS Th7aFI—n GC-MSMS TYIANTRY ATV LC-MSMS VFYv GC-MSIMS

L1-V/8er-2,2-t AU F LT 2= V) T4 v
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